-1 H NMR of 3 Figure S2 
MethoxyPEG 2000
4-(4-(1-hydroxyethyl)-2-methoxy-5-nitrophenoxy)butanoate (2) was synthesized as previously reported [1] .
MethoxyPEG 2000 4-(2-methoxy-5-nitro-4-(1-(((4-nitrophenoxy)carbonyl)oxy)ethyl) phenoxy)butanoate, 3
To a stirred solution of 2 (500 mg, 0. 1-(((3-hydroxy-2-methyl-6-(((1S,3S) Figure S3 . 1 H NMR of DOX with partial peak assignment included in Figure S2 .
MethoxyPEG 2000 4-(4-(

MS -despite numerous attempts to characterize this compound (MALDI, ESI), MS data was
inconclusive -most likely due to compound instability and/or poor ionization of this compound during mass spec analysis. Following UV irradiation however, the MS of the photolysis products could be clearly detected ( Figure S5 and S6). These products -nitroso-PEG and DOX -can only arise from the photolysis of 1. Figure S1 . 
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